Trifluoromethanesulfonic (triflic) anhydride plays an important role in synthetic organic chemistry. From the vast group of transformations carried out with the use of this agent, the reactions with carbonyl compounds should be distinguished. The interaction between these two compounds leads to the formation of the trifloxycarbenium ion, which can react with external nucleophiles, providing a convenient route to the derivatives of pyrimidine, isoquinoline, thiazoline or tetrazole. [1] [2] [3] The aim of our study was to synthesize a group of 1,3benzoxazine derivatives in the reactions of phenylacetic acid esters with nitriles in the presence of triflic anhydride. One of the products obtained from the post-reaction mixture was 1-(2hydroxy-4-methoxyphenyl)-2-phenyl-1-ethanone.
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The synthesized compound is the result of an intramolecular Friesrearrangement in the molecule of the ester. It is worth mentioning that such a conversion has not been carried out in the presence of triflic anhydride so far. In this work, we report on the crystal structure of 1-(2-hydroxy-4-methoxyphenyl)-2phenyl-1-ethanone, derived from 3-methoxyphenyl phenylacetate and Tf2O.
The title compound was obtained as follows: a vigorously agitated mixture of 3-methoxyphenyl phenylacetate (3.0 g, 12.20 mmol) in 20 ml of methylene chloride was cooled down to -50˚C and an equimolar amount of Tf2O (2.0 ml) was injected there. The still agitated reaction mass was allowed to reach room temperature, and was left in such a condition for the next 3 days until disappearance of the starting ester was completed. The solvent was evaporated and a dark-brown residue was hydrolyzed by a solution of NaHCO3. The crude product was extracted with methylene chloride and the combined organic layer was washed with water, dried (MgSO4) and concentrated. The oily residue was subjected to column chromatography (silica gel, eluent: benzene-ethyl acetate, 3:1). A pure compound was obtained by the crystallization from ethanol (yield: 51%); m.p. 79 -80˚C. The identity of the investigated compound was established by its 1 H-and 13 C-NMR, UV, elementary analysis, and was finally confirmed by X-ray analysis. Colorless needle crystals suitable for X-ray diffraction analysis were grown by slow evaporation of an ethanol solution. X-ray data were collected by graphite-monochromatized Mo Kα radiation at 293 K, ω scans. The structure was solved by direct methods and refined by the full-matrix least-squares method with anisotropic temperature factors for non-H atoms. All hydrogen atoms were located from a Δρ map, and their coordinates were refined with isotropic displacement parameters taken as 1.5-times those of the respective parent atoms. Details of the crystal data and a structure refinement and selected geometrical parameters are given in Tables 1, 2 and 3. A view of the molecule with numbering of the atoms is shown in Fig. 2 .
An X-ray investigation revealed that the 1-(2-hydroxy-4methoxyphenyl)ethanone moiety of the title molecule is located on the crystallographic mirror plane, being ideally planar, while the phenyl ring is perpendicular to that mirror plane. The bond lengths, angles and conformation of the molecule are very similar to those reported for other related structures, e.g. 1-(2hydroxy-4-isopropoxyphenyl)-2-phenylethanone, 4 the product of a degradation of Ipriflavone (drug indicated for prevention of osteoporosis). The hydroxyl and carbonyl groups are involved in a strong intramolecular O17-H17·O1 resonance-assisted, RAHB, 5 Table 3 Bond distances (Å) and angles (˚) Fig. 2 ORTEP III drawing of the title compound with atom labeling. The thermal ellipsoids are drawn at the 30% probability level.
